DERWENT PUBLlCA riONb L i 


e7-l40<?O/20 BOS ^^^^AP^nVf 

SOUGO YAKPCOU'KIC 

02 10 B3-JP-2J8009 ^U.OJ.fl/; A61V-31/18 C07c-l6l 
Goonidino ethone thioiolpKonic ocid cholesterol dccreosmg ogem • 
prepd. bv reocttng guonidino ethone sulphinic ocid with sulphur m 
presence of bose 
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Gunnidinocthnncthiosulphonic acid of formuln [I Ms new: 


I! ..Nl! 


(II 


If] is useful ns cholesterol decreasing npcnt. 

The compounri hns strong cholesterol dccrcnsing ncUvlty 
nnri sironp HDL-cho!cstcrol tncrcnsing nctivity without 
toxicity (LDjo = 3000 mg/Kg in the rnt)- 

PHEPAnATl OX 

C|ul. 1 1 1 is prepiircd by rcncting hypotnurocynminc 
(puiinidi'nocthiincsulphinic ncid) with sulphur in the presence 


B(10-A9B. 12.G1A. 12.H31 


of bnsc. 

Caustic nlknli such :is N:t(;i!. KUll tt^t'tl ;*v 
Powdered sulphur is pr«jf. u^fil. 

Solvent is prcf. :ui :iU-ohol «5iii-Ij Ltns: 
i-PrOH. 
ACTIVITY 

Test results on ni;ilr rnt* .illtnvct! r.i! iiorr- :: 1i«hI. 
cholesterol food, niul chnlcsicr<fl ffwu! iviili HI CJUU mjr'Kv:. 
dny) for 2 weeks |tot:ili chnlc<tcnil in scrum, 1 H)I.- clinks- 
terol in scrum. I!DL-cholcstcrol (ntp/dni nn- ; 1 . -j . -IS..: 
52K2. 20.5: 283.9. 2P.1. 
rXAMIM.E 

nypot.iurocyriminc If m"!) w;.*; 'li<'«ol\i'«: :n 0, JN 

NnOII. ElOII (1800 ml) niid ^ulplnir (r..:tj:) wimc .Khtcil. 
The mixture wns stirred ufui.-r r«'iu»x imiii th^* ^^uipiuir 
completely disnppcnrcti .•intl \v;t«; ;dw»wc«l t«> si.mmI ovr - 
night. Crude crystnis were filicrcO .uhJ w;.s)tfMi wiiii LS. 
(twice) nnd EtOIl*. The cryst.tN xmtc div':nlvc<l in hol- 
wotcr nnd rccryslnlli7.cd i»y .-..Idini; r.ion (2Tnf)inl) :mm\ 
cooitne. Filtration nnd wnshinc with cthrr :iiri>rftc<} 20.4 c 
(80. U) of HI. mp 206-210oC.(^PpWG:Lm)wpNo0j0K^^^^^_^ 
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Highly »ief cosclecti ve synthesis of beto-loctom deriv. . by trcoiing 
lith.um enoloie of orgonic ester with orgonic innino cpd. in polor 
solvent 
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B{7.D1) 


6-Locta.-T) dcrivs. nrc synthesized highly selectively by trent- 
ing litliium enolnte of organic ester with org»nic imtnc cpd. 
in pohir solvent. 

The organic iminc cpd. m«y be nn iminc coordinnted 
with iriiilkylaluminum. When the cpd. is used iis iminc. cis 
prod, miiy be synthesized with 100% stereoselectivity. 

USE/ADVANTAG E 

Lucinms ure formed with high stereoselectivity. Prods, 
arc useful as pharmaceuticals. 

EXAMPLE 

n-UuU (15% hexnne soln.) (12 m mols.) wns nddcd to o 
soln. of diisopropylnmine ( 12 m mols.) in n-hexnne (7 ml) 
with ice-cooling under , nnd rcsultnnt mixt. was stirred, 
n-llcxanc was distilled off under reduced press.. TUT (5 ml) 
wns added to the residue, and the mixi. wns cooled to -7 8**C. 


BO 1 7 1 


(ClI,),CnClliCOOCilU or ClIjCIKCOOC.IU (10 m mols) wns 
nddcd within three minutes to the nbuvc rni.M.. nnd n soln. of 
C.IUCn=NC4lU (10 m mols) in TIIF (5 nd) or « soln. of the 
Iminc ( 10 m mols) nnd Allt, (sec below). ( 10 mmols) in TUF 
(5 m mols) was n<lded. 

The low temp, cooling buth wns removed itnd temp, of 
reaction mixl. was elevated r.lcv.ly to romn temp, over ten 
hours. Themixt. was then hydrolysctl with IN IICI aq. soln. 
nnd prod, wns extracted with benzene to g'vc B-laciam. 

Yield of iljc e-lactiim nnd results of cis : irnns ratio nrc 
ns follows: 

R' Ph 


(n) R» - l-Pr: 


JC20gnf>P-A* I 



AIK, 

Yield 

(%) j 

Cis : 

irnns riitio 





None 1 

87 


0 

100 





AKCM,), 1 

73 


100 

0 





AKCiM,), 

75 


100 

: 0 





Ali-Hu, 

40 


100 

0 




(b) R ' Cr.,: 







AlH, 

Yield 

(%) 

Cis : 

trnns ratio 





N'one 

92 


0 

: 100 





AKCM,), 

85 


100 

0 





At(C,lli)» 

83 


100 

: 0 





Ali-Hu, 

52 


100 

0 





(5ppW69EDDwgNoO/0). 
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